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: PA - 3163 
AUTHOR: KHALETSKIY A.M.;, PESIN. V.G. and CH23a9 CHZHI-CHZHUN 
TITLE: Inquiries into the Chemistry of Piazothiole (3, 4-bena~1,2,5- 


thiodiazole), 
(Issledovaniya v oblasti khimii pisztiols (3,4-benz-1,2,5~tio- 
diazola) Russian), 


PERIODICAL: Doklady Saeaie Nauk SSSR, 1957, Yol 113, Nr 3, pp 627 - 630 
(U.S.8.B.) - 
Received: 6 / 1957 Reviewed: 7 / 1957 
ABSTRACT; Investigations showed that plazothioie (in contrast to the state~ 


ments made by Efrog and Levit (ZhOKh, 23, 1552 (1953)5 25, 199 
(1955)) very energetically associates chlorine a8 Well as bromine 
while developing that. The reaction is realized in the melting 
&8 well as in the medium of organic solvents {ehlorof orm, dichlce 
Tine~ethane eto.) with or without ocatalyzers 

Produots of the Teaotion are tetrachlorne~ end tetrabromine-tetra- 


akas Placa, 
on which oocasion tetrahalide-tetrahydro-derivatives develop, whioh, 
in the oase of collaborating with an alcoholic solution of a base, 
split off two molecules of halide-hydrogen (HC1 or HBr) under for. 
mation of dihalide~derivatives, 
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" AUTHORS: Khalet A. Me, Pesin, Vv. Gg, , 20~114-4-36/63 
Cheon matrae 


TITLE: Investigations on the Chemistry of Piazothiol (Iasledovaniye 
Vv oblasti khimii Piaztiola) The Oxidation of 3,4-Benzo- 
1,2,5,-Thiodiazole and Its Derivatives (Okisleniye 3,4- 
benz~1,2,5-tiodiazola i yego prodizvodnykh) 


PERIODICAL: Dokladay Akademii Nauk ssgp, 1957, Vol. 114, Nr 4, PP. 811- 
- 9814 (USSR) 


ABSTRACT, It has been reported earlier that Pyazothio] and its derivati- 
ves, as well as 1!,2'-naphhopyazothio} ara characterind by a 
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dition of HCl, diene synthesis). It was found that the unsa- 
turatedneas of pyazothiol itself 1a diminished in its 1,4-di- 
Chloro derivative; The aromatic characterpf this latter Ccom~ 
pound is however increased. In this connection 1% was of in- 
terest further to investigate the unsaturated properties of 
Card 1/3 pyazothiol. For this purpose theauthors used oxidation. In the 
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Oxidation of 394-Benz0-1,2,5,-Thiodiazole and Ttg Derivatives 


oxidation of Pyazothioi, 2-chloro-,2-methy1- and 1,4-dichloro 
Pyazothiol with Peracetio acid a prevalent destruction of the 
organic part of the molecule was noticed. It ig well-known 
that the pera on of N-oxides of 
heterooyolio f pyazothiol with 
- two producta: 1). 

Post probably an 

io acid, 2) not 

Bis results it 
Corresponds to Op Ho,0, 9K. these substances 


Oan be explained by assuming that the 
permanganate undergoes a previo 
oxide elements, At the same 
2,1, 3-thiodiazole-4 
way the oxidation 12', -naphtho 
the opinions expreased with 
with potassium permanganate 
1,4-dichloropyazothiol. This 
derably lower degree of un- 
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TITLE: Investigations in the Field of the Chenistry of 2,1,3-Thio~- 


diazole (Issledovaniya v oblasti khimii 2,1,3-tiodiazola) 

VI. Chlorination and Bromination of 4- and 5~Aminobenz-2,1,3- 
-Thiodiuzoles (VI. Khlorirovaniye i bromirovaniye 4 -i 5 ~ 
aminobenz - 2,1,3 - tiodiazolov) 


PERIODICAL: Zhurnal Obshchey Khimii, 1958, Vol. 26, Ur 1, pp. 20-26(USSR) 


ABSTRACT: The authors earlier showed that 4- and d-aninobenz-2,1 , 3. 
~thiodiazoles are easily acylated under conditions which are 
customary for aromatic amines. The prasent Paper gives data 
which were obtained in the investigation of the chlorination- 
and bromination-reaction of A4~ and d~aninobenz-2,1,3-thiodia- 
zoles. It was shown that in the chlorination of 4~aninobenz- 
-2,1,3-thiodiazole with dichloroaning 4-anino-5,7-dichloro- 
benz-2,1,3-thiodiazole with a good yield forns; in the bromi- 
nation of the same product with bronine in acetic acid 4-ani- 

Card 1/3 no-5,7-dibromobenz~2,1,3-thiodiacole with a good yield (60; 
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and more) ig obtained. It became evident that under 
ence of chlorine or bromine upon molten qraminobens-2 43 
4-anino-5,7-dichloro- 


diazole 
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Chenistry of 2;,+.3-Thiodiazole, VI. Chilo 


,1,3-Thiodiasoles 


the influ- 
thio. 


Piet e4 


and wecordingly, 4~aaing- 5,7. gt. 


bromobenz~2,1,3-thiodiezoles are produced, In the brominatisn 
of -aminobenz~2,1,5-thioluazole )~aidino-6~bronobenz-2,1, 2. 


~thiodiazole forns, 


in the chlorination 


with dichloranine 


J~amino~6-chlorobenz~2,1,3-thiodiascla. Under the influence 
of hydrocyanic acid upon 4-5~aminobenz-2,1,3..thiodiazoles 
benz-2,1,3-thiodiazole-4- thiourea and, accordingly, benz-2., 


1,3-throdiazole-5- thiourea are produced which 
corresponding cyclo 
thesis of 316-(2-aminothiazole)~benz-2,1,3-thiotiave WOE 


~ bromobenz-2,1,3-thiodiazole as 
ben2-2,1,3-thiodiazole-5-thioure,. 


15 of which are Slavic. 
ASSOCIATION: 


Leningrad Chemicel-~Pharmaceutd 221 “nstitute 


are in broning- 
derivatives. A ayte- 


acid upon 5-anine-s.. 


well as by bronination of 
There are 19 references, 


(Leningrad skiy 
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79-2-23/654 
AUTHORS: Pesin, V. G, ’ Khaletukiy, a. MM. 

eater ee 
TITLE: Investigations in the Pioig of the Chemistry of 1,3-Thiodiazole 


(Issledovaniya V oblasti khimii 251, 3yticdiazola) 
VII. The Thiocyanogenation of 4- and ooAninobenz~2,1,3-Yhiodiazolen 
(VII. Rodanirovaniye 4- 4 P-aitinobena-2,1,3-tiodiazozoy) 


PERIODICAL: Zhurnal Obshchey Khimii, 1956, Vol. 2b, Nr 2, Po. 383 . 386 (USSR) 


ABSTRAC?: In the preceding report (reference 1) dt wag Siovun that d-amino- 
p72 i-dthalogenbens-2,1,3-thiodiacelag are formed by the chlorina- 
tion end bronination or draninobenz-2-1~3-tiicdiazolc. By the chlo~ 

” rination and bromination of 7 andnobenz-2-1-3-triodiagole, however, 
Prontnor6-ha logenbenz-2-1~3-thdodiasrn fora. The thiceyanogena~ 
tion takes Place quite analogously, the bhiocyanocenation was per- 
forned according to Kaufman (reference 2) with thioyanorzen which 
forned in the interaction of bronine with annoniun thiocyanate 
(potassium) in the presence of aanoniun bronide (votasziun) in the 
‘edium of an inert solvent (methanol) Bt: 06 ooR. Conclusions; 

1) The authors found that 4 egaiho-5-7-di thiocyanozenbenz-201 s-thio- 
diazole with a large yield $5 9) forms in the th iocyanogenation 
of 4aninobenz-2,1,3-thiodiasols On heating with diluted hydro 

Card 193 chloric acig itis (probably) converted to I-thieoyane sen-4,5-(2- 
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aninothiazole)-beng-2 11,3-thiodiazole, 
Pop tg ttocyanogenbens-251, 3 thistne 
foras in the th Locyanogenation or ew ttinobenz-2,4, 5. 
On heatin: with diluted hydrochloric acid tha Toryer 
to tao ndomemettnzol0 )atenae2s1, Sothinds age 

that rye toeyanasenfeul trent, jadigat ne ste wit 
titative Yield forng in the thiocyanogenation of 
nobensene. On heating with diluted hydrochloric 
to 2, 5-diauino-6-nitrobe athinzole, 4) An adece 
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the aynthosig of 29936-triawinobenzthiazole With oa hish yield wag 
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5 16~(2'-aninothiasole 
interaction or ¢t 
with thionylaniling 
W423 show tho 
considerably 


/~benS-2,1, 3-thio- 
diazole nM chlorhsdrate of 255) 6-tri- 
(in the presence of potassium 
t the thiodiazole cycle iz under iden-~ 
easier formed than the inidazole 
of thionylaniline with 
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which contain an amino sroup in posi- 
¥2.49hown|tha t under certain Conditions the di- 
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VITI. Oxidetion of 3enz0-2,1,3-Thlodi- zole und Ita verbverives 
(VIII. Okieleniye benz-2,1,3-tiodicsola i vero proizvodnykh) 


wae 


' obshehey shindi, 1954, Yo. 23, in By De FOU. Odd 


“dace they ver> not succegzzful in 


previous :ttemp.s in care 
tring aut vona ar tha 


renotiona ch: ractorintic aL athylouna 
commmnia (addition O° ECl, disne evynthesi.s) eas Aeheo- 
291, S-thiodiazole, the authors vere intererted in ee 
stutving tha unsaturetion bropertics of this eonmenna ish 
ity dazivatives in regard to oxid:tion, tn Ox2i1lzins the 
benzo~2,1,3-thiodiazole 
4,7-diohloro derivatives the organic molecnle 
ond the sulfur could be recovered 
‘n the oxidation of 


and itg nen thyl, 5-chloro, and 

vas decomposed 

onl: on smmonium snlfate,. 

omell 

tae zlyeol 
ition te the anroninn sulf:te. 


d-chlorobenzo~::,1, 5+: iodiazole fs 
mount of “y4-dind trophenylhydre zone (nrovably es 


utdehyle) vesarsted out in add 


’ 
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Investigations Concerning the Chemistry of the 241, 5-Thio- 
diszoles (Tasledovaniya Vv oblaeti khimii 2,1,%-tiodissola) 
IX. The Necomposition Peastion of o-Benzoauinonedioxime “ith 
Sulfur Dichloride (IX. 0 vaaimodeystvii’ o-benzokhinondioksima 
s dvukhloridom sery) 


1 vegin, V7. G., Kheletskiy, A. 4, Choiou “sin! : 


FARIGUIGAL: Zhurnal obshchey “himii, 1958, Vol. ed, Ne O, np. 2094-2096 


« 


(ussR) : 
ABSTRACT; The authors undertook the synthesis of connounda which tn : 
4 


eorlier investigations (nsta 4, 2) ned shown the rronertica 
of benzo-2,1, %-thiodiszole (Formula 1) end its derivatives. 
Compounds wbout wroze gudnoidel structure there sould be no 
doubt were used as vberting materials. according to the 
literature (iief 4) benuoturazan (II) doce not react with 
vhosphorous pentasulfide, so it was assumed thet the acid 
in the benzofuroxen cyclic diazole (III) ig less stronsly 
bound to the nitrogen atoms than it is in ta benzolurazan 


ae (see the formula diagrem). It was thug attenrted to synthesize 
Cord 1/8 benzo~2,1,3-thiodiazole (I) or ita oxiJe (IV) by reacting 
EG AITO ICL NE NF UE TINS UF wre 22ers reenter are 


! 
benzofuroxun (III) with phosphorous pentasulifide or with hy irs. 


gen sulfide, This attemrt wis not successful, ner vere the 
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benzoftirasa. (IT) unas produced instead ef (i) (au dehydration 
reaction oscurred). Vhess results led to the aesumution that 
with the introduction of comvounis whish vo st ter miia 
conditions, t.e. the compeunds which prevent dehydration 
; the formatien of the thicdiazole rine is not prevented. There. 
; Tore, renstions detween o-bunsoauinonedioxime and thiony: 


chloride, thionyl eniline, ani sulfur dichloride were aurei cd 
out. These vtudies showed that thionyl chlorige snd thicryl 
aniline do not react with o-benzoouinonedioxine. Unly a 
derivative of the benzo-2,1,%-thiodiazole sas obtained by 
the reaction of this oxire with sulfur dichloride. ‘the 
structure of this derivative ig that shoyn in formmls (TY) 

ae or (V). There cre 5 references, 1 of whier 48 “Soviet. 
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Synthesis and study of Heoxides of heterocyclic compounds, Part 1: 
N-oxides of morphine derivatives of tetrahydro isoquinoline and 
quinoline. Zimr,ob.khim, 28 no.9:2348-2355 S '58. (MIRA 11:11) 


1. er a ns | khimiko-farmatsevticheskly institut. 
(Quinoline (Isoquinoline) (Morphine) 
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Pyrazolidine. Part 1: Synthesis and properties of mono and di 
substituted 1,2-diphenyl-3,5-dioxypyrazolidine, Zhur.ob,khim. 
28 106932355~2359 § 158, (MIRA 11:11) 


1. Leningradakiy khimiko=farmatsevtichaskiy inatitut. 
(Pyrazolidine) 
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TITLE: 


PERIODICAL: 


ABSTRACT; 


Card 1/3 
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Pesin, Vv. Gy, Khaletakiy, A. Mey. ae SOV/79-28-10-39/690 


Den Zhun'-syan 


Investigations in the Field of the Chemistry of Pyrazolidine 


(Issledovaniya v oblasti khimii pirazolidina)II. Halo- 
genation and Thiocyanation of 1,2-Diphenyl-3,5-Dioxo 
Pyrazolidine and Its Derivatives (II. Galogenirovaniye 


i rodanirovaniye 1,2-difenil-3,5-dioksopirazolidina i yego 


proizvodnykh) 


Zhurnal obshchey khimii, 1958, Yol 28, Nr lo, 
Pp 2816 - 2820 (USSR) 


In contrast to pyrazolones, pyrazolidines which are 
structurally closely related to them are insufficiently 
investigated. The authors succeeded in easily bringing 
1,2-diphenyl-3,5-dioxo pyrazolidine (Compound If 

into reaction with chlorine, bromine and thiocyanate 
under the formation of the corresponding monochloro, 
bromo and thiocyano derivatives (II); this was achieved 
without catalysts (Scheme 1). The gaseous chlorination 
and bromination in the chloroform ned lum were carried 
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Investigations in the Field of the Chemistry of SO0V/79-28-10-39/60 
' Pyrazolidine. II. Halogenation and Thiocyanation of 1,2-Diphenyl-3,5-~- 
Dioxo Pyrazolidine and Its Derivatives 


out under cooling. The treatment with thiocyanate 

formed by the reaction of bromine and thiocyano 

ammonium in methanol saturated with anmoniun bromide 

was carried out at 0-2°, The corresponding 4~chloro-, 
4-bromo-, 4-thiocyano derivatives of 1,2-diphenyl-3,5- 
dioxo pyrazolidine were separated. It was demonstrated 
that on the action of a double amount of halogen or 
thiocyanate (pseudohalogen) on this pyrazolidine its 
4,4-dibromo, and 4,4-dithiocyano derivatives (III) and (Iv) 
are formed. The 4,4-dichloro-1,2-diphenyl-3,5-dioxo 


pyrazolidine could not be obtained. In the chlorination, 
bromination and thiocyanation of 4-n-butyl-~1,2-diphenyi- 
3,5-dioxo pyrazolidine the corresponcing i anata, 


4-bromo, and 4-thiocyano derivatives of 4 -butyl- 
1,2-diphenyl-3,5-dioxo pyrazolidine are formed. The 
4-bromo-4-n-butyl-1, 2-dipnenyl-3,5-dioxo pyrazolidine 
reacts with thiocyano potassium under the formation 
of 4-thiocyanate-4-n-butyl-1,2-diphenyl-3,5-dioxo 
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‘AUTHORS: . Khaletskiy, A. M., Pesin, V. G., sov/79-28-10-40/60 
Chzhou Tair 


TITLE: Synthesis and Investigation of the N-Cxides of Heterocyclic 
Compounds (Sintez i issledovaniye N-okisey geterotsikliches- 
kikh soyedineniy) II. N-Oxides of Acridine Derivatives 
(II. N-Okisi proizvodnykh akridina) 


PERIODICAL: ee obshehey khimii, 1958, Vol 28, Nr 10, pp 2621-2825 
USSR 


ABSTRACT: Some N-oxidea of the acridine series are described. These oxides 
are of great importance for medicine and are significant as 
intermediate products of syntheses of all types. The oxidation 
of the acridine derivatives has been investigated only slightly. 
The authors investigated the following acridine derivatives: 
2-ethoxy-6-nitro-9-chloro acridine (I), 2-ethoxy-6, 9-diamino 
acridine (II), 2-ethoxy-6,9-diacetyl diamino acridine (III), 
3,6-diamino acridine (IV), and 3,6-diacetyl diamino acridine (V). 
In the oxidation of (I) with perbenzoic acid in chloroform the 
N-oxide (VI) (89% yield) was obtained which was transformed by 
ammonia in phenol solution into the N-oxide of 2-ethoxy-6-nitro- 
-9-amino acridine (VII); this points to the fact that the 


Ne 


APPROVED FOR RELEASE: 09/17/2001 CIA-RDP86-00513R000721710016-6" 


"APPROVED FOR RELEASE: 09/17/2001 CIA-RDP86-00513R000721710016-6 


2 HER Er Sen Mae ease RR ee AAR eR a © 


SER MSR 


SE FE oA BART 


ogg Fic RA SERS EP RE 


Synthesis and Investigation of the N-Oxides of Heterocyclic S0V/79-28-10- 40/60 
Compounds, II. N-Oxides of Acridine Derivatives 


N-oxide group does not effect the movability of the chlorine. 
Perbencoic acid does not act on (II), whereas peracetic acid 

causes compouhd (III) to be formed (18,6% yield) with a sub- 
sequent chromatography of the reaction products on aluminum . 
oxide. By the oxidaticn of this compound with perbencoic acid . 
the N-oxide (VIII) is formed, which with NaHSO, in alcohol 

diluted with water is transformed into (II). Cémpound (Iv) 

reacts in a similar way. In the reaction of the two peracids 

with (IV) only an acylation but no oxidation to the N-oxide 

is the result. In the oxidation of (V) with perbencoic acid 

their N-oxide (IX) is obtained. This proves that the two per- 

acids used cannot be taken for a direct transformation of the 

amino acridines into the N-oxides. In their oxidation in per- 
acetic acid an acylation first of all takes place and only -then 

the formation of N-oxides of the acyl derivatives. There are 3 
references, 1 of which is Soviet. 


ASSOCIATION: Leningradskiy khimiko-farmatsevticheskiy institut (Leningrad 
Chemical and Pharmaceutical Institute) 
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’ AUTHORS: Khaletskiy, A. Me, Pesiny Ve Gey S0V/79-26-11-28/55 
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TITLE: Investigations in the Field of the Chemistry of pyra- 
zolidine (Issledovaniya v oblasti khimii pirazoli“ina ) 
III. Investigation of the Reactivity of 1,2-Di hengl=3,5- 
Dioxopyrazolidine (Nitration, Sulfonetion etc. (III. 
Izucheniye reaktsionnoy sposobnosti 1,2-difenil-3,5- 
dioksopirazolidina, (Nitrovaniye, sul'firovaniye 4 dr. )) 


PERIODICAL: Zhurnal obshchey khimii, 1958, Vol 28, Nr 11, 
pp 3027 - 3030 (USSR) 


ABSTRACT; In the further investigation of the reactivity of 
the methylene group of the 1,2-diphenyl-3, 5-dioxo- 
pyrazolidine (I) its nitration and sulfonation were 
carried out, The nitration with the nitration mixture 
under cooling yielded the mononitro derivative (IZ). 
The assumption that the nitro group is at the C, atom 
(II) 18 concluded from the fact that the hydvogén 
at C, is highly mobile, and that in the case of the 
intrfduction of the NO, group into the benzene nucleus 
Card 1/4 a dinitro derivative hid to be formed, The amino 


Sita eet 


APPROVED FOR RELEASE: 09/17/2001 CIA-RDP86-00513R000721710016-6" 


"APPROVED FOR RELEASE: 09/17/2001 


eae Vata ie 


Hk HRs tebe Rates eh. 


7 CIA-RDP86-00513R000721710016-6 


Pony 


SE VOUIESTIRS Eyeten why save TA 


“Investigations in the Field of the Chemistry of Pyra- g0v/79-28-11-28/55 
zolidine. III. Investigation of the Reactivity of 4,2-Diphenyl-3)5- 
Dipxopyrazolidine (Nitration, Sulfonation eto.) 


compound formed from it by reduction forms after ‘ 
the diazolization and combination with p-naphthene 
an unstable dye that could not be separated, as 
was the case with the 4-aminopyrazole. The sulfonation ~ 
of the compound (I) after the analysis of the 
barium salt yields the trisulfo derivative (III), 
which had to be assumed acoording to the data 
given in reference 3, as the latter point to the 
fact that in the sulfonation of the i1-phenyl-3- 
methyl pyrazolone~5 (IV) which is similar in structure, 
the compounds (V), (VI) and (VII) are obtained; the 
latter have the sulfo groups at the C, in the pyra- 
zolone nucleus and in the para-position in the 
benzene nuclei. In the further reactions of the 
mentioned sulfo acids with nitrous acid and aryl 
diazonium compounds the structures (VIII) ond (IX) 
could be attributed to the barium salts of the 
gulfo acid (VI) and the disulfo acid (VII). In 
card 2/4 checking these data (Ref 2) with respect to the 
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zolidine, III. Investiz:ation of the Reactivity of 1,2-Diphenyl-3,5- 
Dioxopyrazolidine (Nitration, Sulfonation etc.) 


_sulfonation products of the 1,2-dipnenyl-3,5-dioxo- 
pyrazolidine the observations made were very similar, 
so that the strieture (IIT) could be ascribed to it. 
Thus, the pyrazolidine cycle in the nitration and 
sulfonation behaves in much the same way as the 
pyrazolone cycle. Compound (I) easily reacts with 
n-nitroso-dimethyl aniline and pi henyl diazonium chlicride 
according to the mentioned reaction senene. Ghic fact 
poings to the reactivity of the methylene group. There ‘ 
are 2,Soviet refererices. 


ASSOCIATION: ei: Nhiuihoefarnatsevticheskiy institut (Lenin- 
* Chemopharmaceutic Institute) 
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TITLE: Investigations in the Field of the Chenistry of Pyra- 


zolidine (Issledovaniya v oblasti khimii pirazolidina) 

IV. Synthesis and Investigation of the Sulfides and 
Disulfides of the 1,2-Diphenyl and 4-n.Butyl-1,2- 
Diphenyl- 2399: pioxdsyrarolidines (IV.Sintez i issledovaniye 
cultfidov 3 disul'fidov 1,2-difenil-i 4-n.-tutil-1,2- 
difenil-3, 5-dioksopirazolidinov) 


PERIODICAL ; Zhuracl obshechey khimii, 1999, Vol 25, ir 11, 
pp 3030 - 3036 (USSR) 


ABSTRACT; In the present paper the results of the investigations 
of the reactivity of chloro, bromo, and thiocyano 
derivatives of the 1,2-diphenyl and 4-n.-butyl-1,2- 

diphenyl-3,5-dioxopyrazolidine are descrited. The 
4-bromo-1,2-diphenyl-3,5-dioxopyrazolidine (TI) 

in the senetion with sodium sulfide lezds to the 
formation of the sulfide (I) as main product, and 

Card 1/3 to the compound (III) as secondary product. The 
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Disulfides of the 1,2-Diphonyl cnd 4-n.-Butyl-1,2-Diphenyl-3,5- 
Dioxopyrazolidines 


4-bromo-4-n.-butyl-1,2-diphenyl-5, 5-dloxopyra- 
zolidine (VI) reacto with sodium sulfide under the 
formation of the sulfide (VII), as well as with 
triethyl emmonium diethyl phosphate (IV) unter 
the fornation of compound (VIII) and (IX), i.e. 
of thione and thiol structure, It was found thet 
the 4-thiocyano-1,2-diphenyl-3,5-dioxopyrazolidine 
(X) easily enters reaction with alcoholic alkali 
liquor and yields the disulfide (XI). In the reaction 
of the 4-thiocyano-4-n.-butyl-1,2-diphenyl-3,5- 
dioxopyrazolidine with alcoholate a product without 
sulfur is obtained as final product. 4-bromo-4-n.- 
butyl-1,2-diphenyl-3,5-dioxopyrazolidin (VI) with 
sodium disulfide yields the disulfide of the 
di-4-n.-butyl-1,2-diphenyl-5, 5-dioxopyrazolidine 
(XII). In the reaction of the bis-nslonic ester 
with hydrazo benzene the bis-1,2-dipheny1-3,5- 
Card 2/3 dioxopyrazclidine (III) (structural proof of the 
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conpound (III) by the other synthesis according to 
scheme 1) is formed. The experinental results show 
that in the series of the reactions the n.-butyl 
group at the Cy atom exerts a mainly hampering in- 
fluence.on the’ reaction process. There «re 5 refer- 
ences, 4 of which are Soviet. 
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(Leninsret Chemopharmaceutie Institute) 
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TITLE: Investigations in the Field of Pyrazolidine Chemistry 
a (Issledovaniya v oblasti khimii pirazolidina) V. On Some 


Anomalous Reactions of 1,2-Dipheny1l-3,5-Dioxo Pyrazolidine 
and Its Halogen and Thiooyane Derivatives (V. 0 nekotorykh 
anomal'’nykh reaktsiyakh 1,2-difenil-3,5-dioksopirazolidina i 
yego galogen- i rodanproizvodnykh) 


PERIODICAL: eae obshchey khimii, 1958, Vol 28, Nr 12, pp 3274~3277 
ussz) 


rg 


ABSTRACT: 1,2-diphenyl-and 4-n.-butyl~1,2-diphenyl-3,5-dioxo pyrazolidine : 
sometimes react in an anowalous way. The authors showed a | 
already earlier (Ref 1) that in the reaction of 4-n.-butyl-4- 
thiooyano-1,2-dipheny1l-3,5~dioxo pyrazolidine with alcoholin 
alkali a sulfur-free produot, but no disulfide is formed. In 
this paper some anomalous reactions of 1,2-diphenyl-3,5-dioxo 
pyrazoiidine and of its 4-bromo derivative are mentioned. 

. 4-bromo-1,2-diphanyl-3,5-diexo pyrazolidine (I) reacts, for 

instance, with potassium thiocyanate under the formation of 

compound (II), and not, ag expected, of 4-thiocyano-1,2-diphenyl- 

3,5-dioxo pyrazolidine. Compound (II) is formed as by-product 
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TITLE: Investigation of the Reactivity of a- and B-Oxides of $- 
Sitosterol 
PERIODICAL : Zhurnal obshchey khimii, 1959, Vol 29, Nr 8, PP 2565-2569 
(USSR) 
ABSTRACT: From the structure of B-sitosterol (1), two isomers (II) and 


(III) had to be expected on its oxidation. The authors, how- 
ever, succeeded in separating out only one product of the 
melting point 148-150 by oxidation with benzoyl hydroperoxide. 
Likewise, on oxidation of the 3-acetate of R-sitosterol, only 
one oxide of the melting point 460-162° separated out. Attempts 
at separating the oxides by repeated recrystallization in 
alcohol, or by means of chromatographic adsorption on aluminum 
oxide were unsuccessful. Only when treating the oxide dissolved 
in chloroform with the melting point 148-150° with gaseous HCl, 
two isomeric chlorodiolse (IV) and (v) could be separated out 
which gave two compounds under the influence of alkaline caustic 
potash solution which corresponded with the sitosterol oxides 
Card 1/2 as to their elementary composition. When gaseous HCl acts upon 


APPROVED FOR RELEASE: 09/17/2001 


CIA-RDP86-00513R000721710016-6" 


CIA-RDP86-00513R000721710016-6 


SOV/79-29-8-23 /a1 
Investigation of the Reactivity of a- and B-Oxides of B-Sitosterol 


the chloroform solution of the J~acetate of B-sitosterol oxida, 
also two compounds were separated out which proved to ve chloro- 
hydrins of the above-mentioned acetates. Thus, on oxidation of 
B-sitosterol (I), on subsequent hydrochlorination and dehy dro-~ 
chlorination, the processes take place according to acheme 1. 
In reactions of the f-sitosterol oxides, and their acetyl 
derivatives with benzoyl chloride, 4 products with melting 
Points 205-206.5°, 210-212°, 196-1989, 203-205° were separated 
out. The first two correspond with the formulas (VI) and (VII) 
(Scheme 2), as far as they are separated out of the 3-oxy= 
derivatives. The two remaining products correspond with the 

3 B-acetoxy-5-chloro-6 B-benzoxy- and 3 B-acetoxy-5-oxy-6 p- 
chloro-S-sitostane. There are 2 references. 


ASSOCIATION: Leningradskiy khimiko-farmatsevticheskiy institut (Leningrad 
Chemopharmaceutical Institute) 


SUBMITTED: June 10, 1958 
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The registration of the a-particles originating from reaction D*(T,n)He* 
permits the seperation of a emall bundle of neutrons by the aid.of a 
coincidance scheme. When applying a bundle of neutrons, which are cor- 
related with a-particles, for measuring the cross-section 4 it is pos- 
sible to get rid of the background. In the present paper a thick T-Zr~ 
target was used. The bundle of magnetically separated deuterons fell 
upon this target with the energy of ky = 160 keV. The a-particles fly- 


wing out of the target were registered by a Nad(Tl)-crystal and alpho~ 


to-multiplier FEU-19. On the. other side of the target, there was ina 
distance of 75 cm the neutron counter, a stibene-crystal with a FEU -19., 
The neutron detector was attached in the bundle of the correlated neu- 
trons with an accuracy of * 5°, Between target and neutron counter in a 
distance of 26 cm from the target cylindrical scatters were brought in. 
to the bundle and out again by means of a special device. The measuring 
of the total cross-sections 4 consisted in the fact, that the (n,a)- 
coincidences were counted with and without scatter. 4 was then deters 
mined from the decrease of the number of (n.a)-coincidences T = ee" + 
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(where n- denotes the number of nuclei in 1 cm”). “oR the measurings 
a coincidence scheme of the resolving power = 5.lo7~ sec was used. 
Measuring results of ; are shown together in a table and compared 
with the results of other authors. The here described method for mea~ 
suring of the cross-sections of neutrons can be applied to the neu~ 
trons originating from the reaction D*(T,n)He* for E, 1h MeV and for 
EK, 1h MeV(and it makes no difference if the reaction D*(T,n)He* with 
large energies of deuterons remains of source of monochromatic neu- 
trons or if two groups of neutrons come forth). Furthermore this me- 
thod of measuring is qualified for the neutrons originating from the 
reactions D"(D,n)He? and p(T,n)He?. 

(With 2 ill.and 1 table) 
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out soatterer ( - (background) ) ; 3.) The neutrons (N_) emerging 
from the target onto the torus at a given position of thie torus. 
Some mention is also made on the behavior of the background. The 
formula serving for the-computation of the cross section o (0) is 
given and explained. 

The velocity of the counting of the coincidences amounted to-~1 
pulse per seoond for the measuring discussed here; the background } 
amounted to from 30 to 50 % of the total counting result. For the 
purpose of decreasing the background a lead rod was introduced 
into the refleotor. 

The oross sections o (@) measured on Pb, Sn, Fe, Al, C are shown 
in three diagrams. For measurements carried out repeatedly also the 
measuring erros oommitted are entered into the diagrams. The sta- 
tistical error committed at a single measuring amounts torvi5 %. 
The measuring results thus found agree with the results obtained 
by American measurements (carried out by means of another method). 
(With 4 illustrations. ) 
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AUTHORS: Khaletskiy, M. M., Sukhorukov, B. I. 
TITLE: Polymerization of methyl methacrylate in a strong electric 
d-c field 


PERIODICAL: Vysokomolekulyarnyye soyedineniya, v. 3, no. 9, 1961, 
1347-1351 


TEXT: The purpose of the present paper is to study the polymerization of 
methyl methacrylate (MMA) in a strong electric d-c field. According to 
K. V. Pilippova (Izv. AN SSSR, ser. fiz., 22, 343, 1958) solid polymethyl 
methacrylate (PMMA), which is placed between flat electrodes, heated to 
e/150°C, and arranged in an electric field of ~ 10 kv/cm, becomes a 
permanently magnetic electret which retains its electric state for some 
methods at room temperature. The intention of the authors was; (a) to 
prepare a PMMA electret during MMA polymerization; (b) to study the 
dichroism of the vibrational absorption bands in the IR spectrum of the 
PMMA electret formation in order to determine the orientation of polar 
groups; (c) to compare the polymerization of MMA in a strong electric field 
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with the polymerization without a field. MMA was polymerized at 70°C in 
the electric field E = 9 kv/em in the presence of 1% benzoyl peroxide in 
order to form an electret. This was performed in a condenser with flat Al 
electrodes with 70 mm diameter and an interelectrode distance d «= 1.8 mm. 
After disconnecting the field and cooling down to room temperature, the 
electret charge was measured on an electrometer by the method of 
depolarization. Dichroism was studied on anWKC-11 (IKS-11) spectrometer 
with 311B-51 (EPPV-51) recorder. A polarization attachment according to 
G. I. Distler, K. P. Bondawenko, G. F. Dobrzhanskiy (Ref. 1; Pribory i 
tekhnika eksperimenta, 1957, no. 6, 106) was used. For the 40-70 yp thick 
PMMA films which were mounted on stops of 8 mm diameter, the direction of 
electret formation was perpendicular to the incident light beam. The PMMA 
films were formed between two Ni electrodes. Between these electrodes 
there was a atack of plate glass with mica on the edges (40-70 yp distance 
between the plates). MMA was polymerized in the presence of 0.5% benzoyl 
peroxide at 65°C in a 17 kv/cm field. The film thickness checked by means 
of anW¥B-1 (IZv-1) thickness gauge varied 10% per cm*. No dichroism and, 
thus, no "frozen" orientation of polar groups was found in the PMMA 
electret. Voltage was applied to the 10°30 mm? Ni electrodes of the test 


vessel of the apparatus (Fig. 2), the olectrodes of the control vessel 
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were short-oircuited. The temperature in the reaction vessels was measured 
by differential copper-constantan thermocouples. 15 ml dehydrated purified 
MMa was filled in. Polymerization was conducted at constant temperature 
and constant voltage in the presence of atmospheric oxygen. The time- 
dependence curves disclosed distinct flares of conductivity and temperature, 
that of the current appeared a little later than that of temperature, and 
with smaller width. The flare of conductivity was partly due to polymer 
heating in the range of self-acceleration, partly to an increase of the 
rate of radical decomposition. Temperature flare took place earlier in the \ 
voltage-free control vessel and to a lower extent. This fact indicates 
that the polymerization in this case proceeds at a higher rate. The time- 
dependence of the logarithm of the current (Fig. 4) at E = 16 kv/cm and 
59+5, 70, and 61°C with 0.5% benzoyl peroxide shows an initial effect of 
electrode polarization. Then begins the range of conductivity for a low 
viscosity of the liquid. After the inflexion for an increased MMA 
viscosity the logarithm of conductivity linearly decreases with time. In 
this range preceding the flare of current the temperature dependence of 
in(A ln J/A +t) was constructed, assuming that the angle of inclination of 
the straight line 1n J with the time coordinate represents the rate of 
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polymerization. The activation energy of the process was determined from 
the Arrhenius equation to be FE «= 17.4 keal/mole, that is near its value 

for the MMA polymerization (E = 19.5 koal mole). The authors refer to the 
analogous result obtained by R. W. Warfield (see below) for the activation 
energy of diallyl phthalate polymerization. The authors thank L. A. 
Blyumenfel'd for his interest in this work. There are 5 figures and 

13 references: 5 Soviet and 8 non-Soviet. The three most recent refer- ne 
ences to English-language publications read as follows: Ref. 1: R. W. 
Warfield, M. c. Petree, J. Polymer, Sci., 37, 305, 1959; Ref. 2: J. A. 
Aukward, R. W. Warfield, M. C, Petree, ibid., 27, 199, 1958; Ref. 7: §. D. 
Chattergee, T. C. Bhadra, Indian J. Phys., 32, 281, 1958. 


ASSOCIATION; Institut khimicheskoy fiziki AN SSSR (Institute of Chemical 
Physics AS USSR) 


SUBMITTED; October 26, 1960 


Fig. 9. Diagram of the assembly. Legend: (1) thermostat; (2), (3) 

differential thermocouples; (4) electrodes; (5)M-139 (M-139) microammeter; 
(6) static kilovoltmeters (7) high-tension rectifier. 
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1. Nauchnaya konferentsiya studentov meditsinskikh vuzov 
RSFSR po probleme "Allergiya." 
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(Stability of ships) 
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